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1. SAilA-i(£a)_ie 2.^:»iag!i 
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<a;^>: 2003/1/8 



TFACtrifluoroacetic acid)-!- <^l-g-*V'^ <il-7>:a.^ (acarbose)S. 
^2l^o>^(valienamine)* ^^^^] ^-^S^i. ^ ^j-^^ ^ 

s!-#^^AlT:l-;^](i^-glucosidase) ^^^l^il^H ^12^ ^^'^ A>-§-Sj^ Ji#eli 

ii(voglibose)« ^ ^^^^ ^alsa*^^* oV^m^^S-^B] TFA» o] 



^5^^o>T?i(valienamine). <>MJL^ii(acarbose) . Mb1#^^s6}-4^o)]a1 ^ (jpA) 
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20020035683 ^^ 'g^^}: 2003/1/8 

TFA» <5l^^<^ o]-7>^i!::S«-El ^e|€«^>^^ ;«f|2:^>fe «^^{A preparation 
method of valienamine from acarbose using trif luoroacetic acid} 
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%^ •a;^>: 2003/1/8 



Valienamine 



<6> ^Hli=)-B>o]x^i ^el-a**!-^ £<^l«^lEl(moiety)» 9X 

(pseudotri saccharide) ^^-l"*^!^. 
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120020035683 1-^ ^^>: 2003/1/8 

Streptmyces hygroscopicus) -^^ «fl'?i=*><^ '^-y-^^ ^^t-fl, o]i4| ^sIcI-t^VcI^ 
^^^^ ^H1^<^>^<51 ^."^ ^'frsl'H ^^(column)^ 

<8> l-sj-a*^}^* ^]2:*>fe SEt4€- 1^1^31: ^\^\^%%(<F. saccharophiluw) 

^1- -H-S-^M <^1^* ^^(column)^ ^B]*>«^ oj^r^-. ^ 7^ IJ-^ 

3.^ 1^1 ^5* ^J1<^1 ^1^<^1 '^'^1 ^^1 #1^^ 

<9> ^e|'fflo>^ 2.oH^(moiety)» ^3. SE. tf^ <i>7>:e.iii«:»lcf. 

<H^H o>^g1.;ji]( a -amylase)* :^i«fl*>fe ^%* ^JL 5a*=>l ^^fl ^i^^ ^l^^^lS. 

NBS(N-Bromosuccinimide)* ^b1^<^>i?1* ^l2:^>^ U-'^ol 0^0.14 -§-^flS. 

>H DMSOCDimethyl sulfoxide)-!- A>-g-*l-7l t4)^6fl :^;«fl5i|-;=§oflA-1 o^s^^ 

^^«()*>fe ^^S|7l 1^^0)1 ^jL-i- 71^;^] ^^^1^, -fr7m-*^^ ^tb ^ 
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#^ -gT^V: 2003/1/8 



^ c^^] 7\:<\ \t^ol c^o] AjAj-o] o^^^ ^Bflo-|tf. 

<12> >^7H <a^tb ^<^1 SLiLT^- ^tj-^^^ w]^^ '^n]^s.(jn vitro) 
^Bl<a'^>^^ <'\A ^"^^yy ^^1 ^^<^l7l 

^s^«=flo>^^ =^fS.S.M-^ c|HS.2^5i]t!:^(^se£/cfe!ffl£W2as denitrificans) , #51- 

A>7>s.^^(F/avoZ>ac?er/uOT saccharophiluw)-^: <»l-g-«><^ ^B^^^goV^ji). ^ 
e|cl-p].ol^^ 7>^^^^c«^ 'g^^^ 57054593s:«:>fl^ i:'!-^^!:^ '^l-S-^V'^ 

«]:-§-2:?i 20-4510, pH 5-8 , 24-200^1:?}- -1^<>> ^ej^^^^V^ ^ ^Blc?-^><^1^^ ^^1" 
l-5wt%* €2fJi^^ls|^ ^\^\^^^{FJavobacteriimi saccharophi lum)-%: 0]-%- 

<13> ^Bl'a<i>^^ ^Bllol^(maltase)5q- ^a.ei]o]^(sucrase) ^>llJu3}-7> ^^1:^ w}^al 
iii ^(Bacillus species)*^ tfl^ ^^^-§-ol ^fe ^o.^ "^^^t^. €^1-^ 

D-#^^^ ^el«ao].^o] o.^ -H-'^'V^l-*:^ ^^3*>^ jLsj-el-JL «y:^;5^ 

^^<ik ^*<^^lfe- ^^^I'i^^tl ^^^> T^2:(half-chair conformation)-^- ^'^^^cf. 
<14> ^Ej^o>^ El (moiety)* o>^>:a->i(acarbose)» wl^^fl-^i 

^E)^-io].ni(vali(joxylamine):3)- ^em-f>ol^(val idamycin) ^<^1 SX^^ °1 ^ <^>^>:a 
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^^ ^;^>: 2003/1/8 



■^«>^ ^^1-*^ ^;t(i^o.s. Irel^ov^^ €s^H, -2.^ ^^'^ ^«fl ^ 

<16> irj-sj-A-l ^ ^^5] TFA» <sl-g-«l-<^ «i>?m>:S^B^ ^^^^ 7>^^tf)lr ^ 

^ ^e|^o>i?l^ ;^l^*>fe ^^^^ A^^^ ^<=>]^. 

<i7> ^ 1:^^ TFACtrifluoroacetic acid)!- <^l-g-^<^ o>7>:e.rii(acarbose)S-^Bl 

^<il-^(valienamine)-a- >fl2:^V^ ^ll^^^l-. 
<18> SEt!:, -S- ^-§- 7l^S ^WS7> 0.2-10% o>7>:a.^» A>-g-^>^ 



<15> 



■^7] M] 7H(<i>^>:e.^i. ^e1^^*^>^, ^B^T=1-^>'^1^)^ ^Bl'ffl'^V^ i 
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^^ «a7:>: 2003/1/8 



<i9> ^}^^. ^ ^-§- 10-60% TFA ^-g-^^ ''^l-S-^^l-fe 

<20> o]-7>:a.^^ ^H7> 0.2% T3M<^l7li4 TFA7> 60%« 2:i)-^>^ ^-f ^IS ^ 

7l-7> >S-^^>JL, ^tflS-. «i>7'm:±i^ ^S.7> 10%# ^^V^WM- TFA7> 10% 5) 

<2i> i^<i>7>, ^ 8o-i2o*c«^>H i-2A^m ^-s-^i^iT^T-i-, ^■^ i^m 

96%7V^1 Mr'S 4^ ^fe ^'a-^ -2.S#2flolw.(autoclave)* ^\ 

JE.^*>fe ^J^l^S. ^^^^c].. 

<23> #^«^ -g. ^x^^ ^^^^ ^-^i*^ tfl*M 

^, ^ ^'^^ ^^Hl^ 7l;<B<Hl^ tb^sjfe <=>}^^. 

<24> i: TFA# Q]-^^ ^al'ffl<>VTa^ ^1^:^^^ 
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^^ "g^V: 2003/1/8 



^-§-^£ lOOr-^lAi 12^1^ o]^ ^-g-^m ^ ^<sfl = <fl<:»l5[|. ^]7\-^ ^ «^^^-ir 

7V*>^^. #Bl<ac>>^^ ^;^fl*l-^cll, ol» o]^ iiL^ ^^]^ AV-§--gjl 

<^ 2.55g^ ^£^<a<i>^4 6.85gS^ -a-^^* ^^cf. 

<26> ^Al<^ 2: ■S.£#gflo1:a.m TFA# <^1-^?!- ^el'ac^V?!^ 

<27> ^^tb <>l-^>:e-^i lOg-i: 10% TFA ^-§-sS<^ ^^^^-£71- 5%7> s)7ll t!: ^ 

Si A>-g-^ ^-§-^£ 121°C<^lAi 30^^ ^-g-^m TFA^l- #^ 

-§-«fl 2.6g^ ^e|«fflo>^^ 7.0g^ ^JE.'Tr7>(pseudosugar: validatol-glucose) 

<28> ^71 1 ^ 2^ «>-§- ^4 <^6]:^ tfl-^ ^^i^q- «q^V7l^^ 

<29> 1H-NMR(D20) J": 3.42(1H, br s, H-1), 3.54(2H, ABq, J=13.6Hz, H-7), 

3.94(1H, d, J=6.79Hz), 3.97(1H), 4.05(1H). 5.64(1H, d. J=4.6) 

^ 13c-NMR(D20) ^ : 48.9(C-1). 61.2(C-7), 69.7(C-2), 71.7(C-4), 72.0(C-3), 
123.4(C-6), 139.9(C-5) 



13-10 




120020035683 



#^ ^>^>: 2003/1/8 



13-11 




120020035683 



^^ "^P^y. 2003/1/8 



TFACtrifluoroacetic acid)» «>l-8-«M «^>^>:e.^(acarbose)S^B) ^2l«a<i]-^. 
(valienamine)-i- ^l2:^>^ . 
[^^^J- 2] 

^11^"=^ Sl^'H. ^-§- 7i:ss o>^>:e.^i» ^^^£7> o.2-io%il£^ ''^V-i-^m 

3] 

^11%<^1 Si'H^i, TFA^ 10-60%1- A>^*V^ ^^AS ^V^. TFA* o]-%r-s}c^ o\ 
[^^^ 4] 

^lll^J-^ll ^-§-^ 80-120 'C<^1>^-1 l-24Al;?> ^^SAlj'lfe ^^^S. ^Vfe. 

TFA» <:>1^«><^ o>7]-:e.>iS-f-Bl ^5l^o>T?l^ . 
5] 

^U*^*^ ^'^'^i, :n.-^, ^^-^s. ^-§- Ai:?v^ #oi:ii ^-^^^ ^oi7l ^«fl 
2B«^]w(autoclave)* >^>-§-*>^ ^^-^S. ^}^. TFA» <^l-§-*V«H c»>^>:e-^^^Bl ^ 
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#^ "QtI-: 2003/1/8 
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